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COMPLETE SPECIFICATION 

Solid, Dry preparations of Water-Insoluble Dyestuffs 
and processes for their manufacture and use 

We, CIBA Limited, a Body Corporate organised according to the laws of Swit- 
zerland, of Postfach, 4000 Basle 7, Switzerland, do hereby declare the invention, for 
which we pray that a patent may be granted to us, and the method by which it is to 
be performed, to be particularly described in and by the following statement: — 

5 In the application of certain water-insoluble colorants, namely, pigments, vat 5 

dyestuffs and so-called disperse dyestuffs, it is of great importance that the colorants 
be in a stat^ of fine and uniform division. These kinds of colorants are therefore often 
used in the form of specially manufactured preparations which contain special additives 
in addition to the finely divided colorant. The additives selected must be capable of 

10 dissolving in the application mediimi used, which may be water, a liquid organic 10 
medium or a melt, and they must not adversely affect the application process or the 
properties of the coloured product. Depending on the method by which the prepara- 
tions are to be applied, the additives may be, for example, synthetic or natural polymers 
free from any pronounced surface-active properties, for example, cellulose acetate, 

15 ethyl cellulose, polyvinyl chloride and the copolymers thereof, polyacrylonitrile, poly- 15 
amides, polyolefines and refined colophony, or they may be ionic or nonionic surface- 
active compoimds, for example, the condensation product of jS-naphthalene sulphonic 
acid and formaldehyde, partially desulphonated lignin sulphonate or the condensation 
product of 1 mol of octylphenol and 8 to 10 mols of ethylene oxide, 

20 The present invention is based on the surprising observation that by the use of 20 

hydroxyalkylcellulosc ethers as additives, solid dry dyestuff preparations' of water- 
insoluble colorants may be obtained which disperse readily, that is to say, generally 
without the need for special processmg steps or great mechanical force, in aqueous 
application media, certain liquid organic application media and in the melts of certain 

25 organic substances, in a manner such that the insoluble colorant is liberated in its 25 
original state of fine and uniform division and is uniformly dispersed in the application 
medium. It has also been observed that nekher the application process nor the 
properties of the coloured products are adversely affeaed by the use of hydroxyalkyl- 
cellulosc ethers as additives to pigments, vat dyestuffs or disperse dyestuffs, this apply- 

30 ing to an unexpectedly large number of widely differing applications. By hydroxyalkyl- 30 
cellulose is meant, in addition to the actual hydroxyafiylcellulose ethers, for example, 
hydroxyethyl cellulose, hydroxypropyl cellulose or hydroxyethylhydroxypropyl cellulose, 
also the alkylhydroxyalkylceFulose ethers, that is to say, those cellulose eiiiers in which 
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not all etherically-bound alkyl radicak contain hydroxyl groups, for example, ediyl- 
hydroxyeihyl cellulose, meihylhydroxyethyl cellulose or mcthylhydroxypropyl ceIluIo«. 
The hydroxyallgrl ceUulose ethers may be free from ionic groups. 
hydroxyalkyl groups are also meant hydroxyalkyl-monooxyalkylenc and hydroxyalkyl- 
5 polyoxyalkylene groups. 

Depending on the degree to which they arc substituted and on the nature of Uie 
substitution, the various hydroxyalkylceUuloses display different solubility behaviour 
in aqueous media, liquid organic media and melts of organic substances, and also 
different thennoplastic propenies. Accordingly, those hydroxyalkylceUuloses are chosen 
10 as additives for the colwant preparations which are soluble in the application medium 
to be used or are compatible with it and which do not adversely affect the application 
process. Thus, hydroxycthyl cellulose is the substance which is specially suitable as 
the additive in colorant preparations which are to be used in aqueous application medw 
at an elevated temperature, because unlike, for example, hydroxypropyl cellulose, it 
15 remains soluble in water even when the temperature is raised. When, on the other 
hand, the preparations are to be applied in certain liquid organic media, for example, 
an alcohol or dimethylformamide, or in the melts of thermoplastic synthetic materials, 
the principal additives used are, for example, hydroxypropyl cellulose, hydroxyethyl- 
hydroxypropyl cellulose and the water-insoluble properties of ethylhydroxyeihyl ceUu- 
20 lose. When the preparations are to be applied in the melts of thermoplastic syndietic 
materials, it is specially advantageous if the cellulose ethers indicated are themselves 
thermoplastic. The quantitative ratio of colorant to cellulose ether in the colorant 
preparation is at most 9:1; however, it is preferably between 9:1 and 1:4, and 
especially between 4:1 and 1:4. The colorant preparations may be used in die form 
25 of powders or aqueous pastes; the latter form may be desirable when applicaticm is to 
be effected in an aqueous medium. It has an advantage over many colorant preparations 
in that n is frost-resistant, that is to say, the quality of the aqueous preparation is not 
impaired by freezing and thawing. 

Manufacture of the colorant preparations from the water-insoluble colorants and 
30 ihi above-mentioned cellulose ethers, for example, a hydroxyalkyl cellulose free from 
ionic groups which is soluble in wtaer and/or organic liquids, may be effeaed by 
various knovm methods, the use of water-soluble hydroxyalkylceUuloses having the ad- 
vantage that manufacture of the preparations may be carried out in aqueous systems. For 
example, manufacture may be effected simply by mixing the components in the dry 
35 state or'especialiy in a liquid medium, by grinding the components together in the 
dry state or especially in a liquid medium, for example, in a ball mill, an attrition 
mill or a sand mill, or by kneading the components in a kneading apparatus, for 
example, in a Werner & Pfleiderer sigma-type kneader, in which process a liquid which 
dissolves the hydroxyalkyl-ccllulosc under the kneading conditions is used or, if a 
40 water-insoluble hydroxyalkyl-cellulose is employed, use may be made of a comminuting 40 
assistant, for example, finely powdered sodium chloride. Alternatively, it is possible 
to grind the dyestuff alone in a liquid medium until it has the desired degree of fineness 
and to add subsequently a hydroxyalkyl-cellulose soluble in the liquid medium used. 
The products in liquid or paste form obtained by the aforementioned processes is 
45 converted into a dry form by evaporation, spray-drying, freeze-drying, and so forth. 45 
Another method of producing dry colorant preparations is as follows: a suspension 
of the water-insoluble colorant in which the cellulose ether is dissolved which has been 
prepared by grinding in a liquid medium is treated with another liquid which is at 
least partially raiscible with the liquid grinding medium, but which does not dissolve 
50 the cellulose ether used. This precipitates the cellulose ether on to die suspended 50 
colorant and the product may then be isolated by filtration and dried. 

Depending on the purpose for which the colorant preparations of the invention 
are to used, they may contain, in addition to the water-insoluble colorants and the 
hydroxyalkyl-cellulose ethers, further additives, for example, plasticizers, fungicides 
and especially surface-active substances (tensides). These additives may be incorpor- 
ated in the preparations at any stage in the manufacturing process which is convenient, 
that is to say, prior to, simultaneously with or subsequent to addition of the hydroxy- 
alkyicellulose to the colorant. 

A very wide variety of compounds may be used as water-insoluble colorants, 
60 depending on the field of application; this can be seen from the many possibilities for 60 
application indicated below for colorant preparations containing a hydroxyalkylcellulose 
ether as additive. Pigments that may be mentioned are, for example, naniral and 
synthetic inorganic pigments and,' in particular, synthetic organic pigments, 
for example, those belonging to the nitro, azo, phthalo-cyanine, thioindigo, 
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anthraquinone, perinone, perylene, dioxazine or quinacridone classes. Vat 
dyestuffs that are suitable are principally those derived from anthraquinone 
and other polycyclic or heterocyclic quinones, vat dyestuffs of the indigo series and 
the pcrylenetetracarboxylic acid diimide series, and also derivatives of naph±alene- 
5 tetracarboxylic acid. Suitable disperse dyestuffs are, for example, those belonging to 5 
the nitroarylamine, styryl and especially the azo and anthraquinone series. Many 
members of these classes of dyestuffs and pigments are included in the Colour Index, 
2nd Edition, 1956, Vol. 1, pages 1655—1742, and Vol 2, pages 2419—2564 and 
2697—2814. 

10 When the colorant preparations of the invention contain pigments as water- lo 

insoluble colorants they may be used in an anhydrous form, for example, for pigmenting 
thermoplastic synthetic materials and films. In preparations containing pigments It is 
advantageous that the major proportion by weight of the pigment should have a particle 
size of 1 p. and below. The hydroxyalkylcelluloses which are specially suitable for use 

15 as additives in pigment preparations are those which are themselves thermoplastic and 15 
capable of being extruded, for example^ hydroxypropyl cellulose and hydroxyethyl- 
hydroxypropyl cellulose. The surprising observation has been made that these prepara- 
tions can be used for a very wide variety of synthetic materials, for example, plasticized 
polyvinyl chloride, rigid polyvinyl chloride and copolymers of vinyl chloride, poly- 

20 yinylidene chloride, polyolefines, for example, polyethylene, polypropylene or poly- 20 
isobutylene, polystyrene and copolymers of acrylonitrile, butadiene and styrene, poly- 
methacrylates, polyamides, polyurethanes or cellulose derivatives, for example, cellulose 
acetate, ethyl cellulose or celluloid. 

The new pigment preparations may also be used for pigmenting paints and 

25 lacquers, especially for pigmenting paints and lacquers that can be diluted with water. 25 
The paints may be of the kind which are based on water-soluble binders and especially 
water-soluble synthetic resins which, subsequent to application, are rendered water- 
insoluble by a heat treatment; it may be specially advantageous in this particular use 
if the hydroxyalkylcelluloses to be used in accordance with the invention as additives 

30 are capable of being rendered insoluble by cross-linkage {via tiieir hydroxy groups) 30 
mih polyfunctional compounds. Furthermore, the pigment preparations of the inven- 
tion may be used for pigmenting emulsion paints based on aqueous latices of polymers 
or for pigmenting water colours. They may also be used for pigmenting lacquering 
baths in the electrophoretic application of lacquer coatings to surfaces (electro- 

35 deposition). ^ 35 

The pigment preparations of the invention may also be used for pigmentmg paints 
and lacquers based on organic solvents and water-insoluble binders, in so far as the 
hydroxyalkylcellulase used is soluble in the lacquer solvent or mixture of solvents and 
is compatible with the binder or binders. 

40 Anotiier field of application for the new pigment preparations is the coloration 40 

of printing inks. For example, they can be used for pigmenting printing inks which 
can be diluted with water and which are based on water-soluble binders, for example, 
mks for printing wallpapers. They may also be used for pigmenting water-based, 
water/alcohol-based or alcohol-based inks for intaglio printing, flexographic prmting 

45 or screen printing, as used, for example, for printing on paper. The alcohol-solubility, 41: 
for example, of hydroxypropylcellulose, is specially advantageous in tiie case of alcohol- 
soluble prmting inks. Furtiiermore, it is possible for the hydroxyalkylcelluloses to 
cross-hnK with reactive binders, which for example, increases wet strengtii. By virtue 
of die faa that the additives are capable of cross-linkage with pol3*inctional com- 

50 pounds, die preparations of the invention are specially suitable for the coloration and 50 
prmting of decorative papers which are subsequently to be processed into laminates 
together with reactive resins. 

The pigment preparations of die invention may also be used for die spin-cohration 
of man-made fires, it being possible to apply them in melts, aqueous solutions and 

55 organic solutions. For example, anhydrous forms of die new pigment preparations are cc 
suitable for pigmenting polyolefine and polyamide fibres in die ralet-spining process. 
Ihe new pigment preparations in dry form or in die form of aqueous pastes may be 
used for die spm-coloration of fibres made from aqueous solutions, for example, 
regenerated celluluose fibres of aU kinds. It is specially advantageous diat, as is known, 

60 the properties of die viscose fibres are not impaired by die hydroxyalkylcelluloses used 60 
as additives and tiiat, in particular, hydroxyetiiylcellulose is only slightly surface- 
active, which is specially desirable in the spin-coloration of viscose fibres of high wet 
strength. Finally die new solid, dry pigment preparations may also be used for die 
spm-coloration of syndietic fibres which are spun from the kind of organic solvent or 
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mixture of solvents in which the hydroxyalkylccUuloses used as additives display 
adequate soiabiliiy. For example, pigment preparations based on Mroxypropyl- 
ceUulose may be used for the spin-coloraiion of polyurcrhanc fibres made from a 
Slution in dimeihylformamide, or polyvinyl chloride fibres made from, for exampk, 
5 a solution in tetrahydrofuran or cyclohcxanonc, or ceUiUosc triacetate fibres made from, 5 
for example, a solution in a mixture of methylene chloride and a cohol or a soluuon 
in dimethylsulphoxide. The new pigmem preparations may naturally also be used for 
the mass-coloration of films, for example, ceUophane, m a manner analogous to that 
used for the spin-coloration of synthetic fibres. , i_ j in 

10 Another field in which the pigment preparations of the mvention may be used, i" 

cither in a dry form or in the form of an aqueous paste, is the dyemg of paper, 
especially the pulp-dyeing of paper. It is specially advantageous m this field of applica- 
tion that as is known, the cellulose .ethers used also aa as retenuon agents. Because 
of the ability of the hydroxyalkylccUuloses used in the preparatioiw of the mvention 
to cross-link with polyfunctional compounds, paper pulp-dyed m this nianner is also 
speciaUy suitable for use as decorative paper which is to be processed into lammatcs 
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together with reactive resins. . ^, . /wa^ 

The pigment preparations of the invention are also suitable for pigmenting /earner 
ntmhes, in which application it is specially advantageous that the hydroxyalkylcelluloses 
used as additives can be rendered water-insoluble by cross-linkage (wo the hydroxy! 
croups) with polyfunctional compounds, for example casein. 

The pigment preparations of the invemion are also suitable for pigmentmg pnnnng 
pastes and dyeliquors used in the pigment printing or pigment dyeing of woven knitted 
% non^u^oven textile fairies. In this application, too, it is speciaUy advantageous that 
25 the hydroxyalkylcelluloses can be rendered insoluble by cross-lmkagc with resm pre- 
cursors that are present when the latter are polymerized to form resins, for example, 
melamine-urea resins, melaminc-formaldshydc resins, urca-formaldehyde resins or 

acrylic resins. ^ . j. . • ^ 

The pigment preparations of the invention may also be used for pigmentmg mo^ 
30 crher materials, for example, cement wall and ceiling plaster, soaps, waxes, coloured 

pencils, inks and water-colour paints and cosmetic preparations. 

When the colorant preparations of the invention contain vat dyestuffs or disperse 

dyestuffs as water-insoluble colorants instead of pigments, they may be used either 

in dry form or in the form of aqueous pastes for dyeing or printing textile matends. 
35 When used for these purposes they arc applied by the known methods for prmtmg 

or dyeing with vat dyestuffs or disperse dyestuffs. 

The following Examples illustrate the invention. Unless otherwise stated, the parts 

and percentages are by weight. 

Examples 

40 I. Manufacture of preparations 

The prepartaions may be manufactured by the different processes described below 
under 1); naturally other processes of manufacture may be employed in addition to 
those indicated. The dyestuffs used in the various processes are more closely defined 
in Section 2) and the hydroxyalkylcellulose ethers used are more closely described in 
45 Section 3). Tensides are also added in some cases, and these are more closely defined 
in Section 4). The Table in Section 5) lists the preparations made by the methods 
indicated under 1) using the products listed under 2) and 3) and, in some cases, 4). 
1) Processes . . m 

la 10 Parts of colourant and 90 parts of water are ground in a sand mill until 
the desired degree of fineness has been achieved. After grinding, 100 parts of an 
aqueous solution containing 15 parts of hydroxyalkylcellulose ether (HAC) are added, 
the batch is well homogenized the resulting dispersion is spray-dried (exhaust air 
80°C). A loose powder is obtained consisting of 40% colourant and 60% HAC. 

lb The process is analogous to la, but the HAC solution is added in an amount 
55 such that the products consist of 50% colourant and 50% HAC. 55 

Ic The process is analogous to la, but the HAC solution is added in an amount 
such that the products consist of 60'*f> colourant and 40% HAC. 

2 10 Pans of colourant, 1 part of HAC and 89 parts of water are ground in 
a sand mill until the desired degree of fineness has been achieved. After grinding, a 
60 further 9 parts of HAC are dissolved in the batch so that the colourant/HAC ratio 60 
is 1 : 1, The dispersion so obtained is spray-dried (exhaust air 80^C). 
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3a 5 Parts of colouran^ 5 parts of HAC and 90 parts of water are grotmd in 
a sand mill or bead mill until the desired degree of fineness has been ach^ved (for 
example, 6 to 12 hours). The ground material is then separated from the grinding 
elements and spray-<iricd. A loose powder is obtained consisting (rf 50% colourant 
5 and 50% of HAC. 5 

^ 3b The process is analogous to 3a, except that the colourant/HAC rtaio is 3 : 2, 
which means that a product containing 60% of colourant and 4Q% of HAC is obtained. 

3c The process is analogous to 3a, except that the colourant/HAC ratio is 7: 3, 
which means that a product containing 70% of colourant and 30% of HAC is obtained. 

10 3d The process is analogous to 3a, except that the colourant/HAC ratio is 4: 1, 10 
which means that a product containing 80% of colourant and 20% of HAC is obtained. 

4 Grinding is carried out in a manner analogous to that desaibed under 3a. 
However, working up of the ground material is effected in the foHowmg manner: 
1 part oiF the aqueous batch, in which the hydroxyaU^lcellulose is dissolved and the 
15 colourant di^rsed, is treated with 3 parts of acetone while stirring. This precipitates 15 
the hydroxyalkylcellulose out of solution and the colourant is coprecipitated. The 
flocculent suspension so formed is filtered, the filter cake is washed well with acetone 
and subsequently dried in a vacuum cabinet at 40°C. The dried material is then 
pressed throu^ a sieve having a mesh size of 0.5 mm. 

20 5 Grinding is carried out in a manner analogous to that described under 3a. 20 
However, working up is effected by frecze-drying and not by spray-drying or precipi- 
tation. 

6 8 Parts of colourant, 4 parts of HAC, 4 parts of the anionic tenside (TA) 
defined under 4) and 84 parts of water are ground in a sand or bead mill until the 

25 desired degree of fineness has been achieved. The batch is then separated from the ' 25 
grinding elements and spray-dried. A loose powder is obtained. 

7 The process is analogous to 6, except that 9 parts of colourant, 6 parts of 
HAC, 3 parts of the non-ionic tenside (TB) defined under 4) and 82 parts of water 
are. used. 

30 8a 10 Parts of colourant and 10 parts of HAC are ground for 6 to 12 hours in 30 
a sand mill or bead mill in 80 parts of benzine (which is not a solvent for the HAC 
used). During grinding, colourant and HAC combme physically to form a phase which 
has the appearance of being homogeneous. This is separated from the liquid by 
filtration and dried in a vacuum cabinet at 60°C 

35 8h The process is analogous to 8a, except that water is used as the grinding 35 
medium instead of benzine. 00 

Pa 5 Parts of colourant are ground in a solution of 5 parts of HAC in 90 parts 
of ethanol in a sand mill or bead mill until the desired degree of fineness has been 
achieved. The colourant , preparation is precipitated out of the batch by the addition 
40 of ether and worked up by filtration, washing and drying in a vacuum cabinet. 40 

9b The process is analogous to 9a, except that methyfcthylketone is used as 
gnndmg medium instead of ethanol, and water is used a$ precipitant instead of ether. 

10. 60 Parts of colourant, 60 parts of HAC and 125 parts of water are kneaded 
m a laboratory kneader until a homogeneous paste in which die colourant has the 
45 desired degree of fineness is obtained. ITiis may be used as it is or it may be worked 4^ 
up by drymg in a vacuum cabinet or by spray-drying subsequent to dilution with water, 
depending on the purpose for which it is to be used. 



11 85 Parts of colourant, 85 parts of HAC and 37 parts of glycohnonoetiiyl 
• are kneaded and worked up in a manner analogous to that described under 10. 
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12 1 Pan of colourant, 1 pan of HAQ 4 parts of sodium chlwide and 0.6 part 
of methylethylkeione are kneaded in a laboratory kneader until the pigment has 
acquired the desired degree of fineness. 6 Parts of water are then added to die dougft, 
wluch breaks down to a granulate. The granultae is then ground wet in a toothea 
colloid mill in an optional amount of water. The suspension so obtained is Wtcrcfl, 
the filler cake is washed with water until free from diloride and then dned in a vacuum 
cabinet at SS'^C. 



13 1 Part of colourant and 1 part of HAC are ground in a porcelain ball mill 
and the resulting preparation, which has the appearance of being homogeneous is used 

10 as it Is. 

14 25 Parts of colourant are dispersed in a solution of 25 parts of HAC in 
475 parts of water widi the aid of a toothed disc mill (dissolver), and the suspension 
so obtained is spray-dried. 



(red) 




B. Disazo dyestuff of the formula 



C. Nitro dyestuff of the formula 



20 



D. j3-Copper.phthalocyaninc ^^^^^ 

(blue) 

F. Dioxazinc dyestuff of the formula 



(violet) 



10 



2) Colourants 

A. JVlonoazo dyestuff of the formula ^5 
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G. Y-Quinacridoiie 

(red) 

H. Peiylene dyestnff d the f(»mula 



I 

0 



(red) 



/. Carbon black (Philblack O; Phillips Petroleum Company) 

K. Iron oxide red (1027; Kalichemie, Hannover) 

L. Titanium dioxide (Rutile Krcmos RN56; Titangesellschaft Gjn.bJa.) 



M. Vat dyestuff of the f onnula 



0 

0. Disperse dyestuff of the formula 



(blue) 



N, Vat dyestuff of the formula 
10 r rVv'v JLJLJL J. (red) 10 



(brown) 



P. Pigment of the formula 




(yellow) 



1,176,217 



Q, Pigment of the fonnula 




(orange) 



R. Vat dyestuff of the formula 




(brown") 



c 3) HydroxydkylcelMose i «- 

^ Natrosol 180 L=hydroxyethylcellulose ether; mean degree of substitution =1.8, 

visctSw of a 5% solution iA water at 25°C=75-150 cps. Manufacturer: HER- 
CULES 

Natrosol 250 L=hydroxyethylcellulose ether; mean degree of substitution = 2J; 
10 visccSty of a 5% solution in water at 25OC=75-150 cps. Manufacturer: HER- 
CULES 

Modocoll E 20 = ethylhydroxyethylcellulose ether; viscosity of a 2% solution in 
wraer at 20«>C= 50—100 cps. Manufacturer: Mo och Domsjo, Sweden. 

Modoc<M E /(W=ethyIhydroxyetJiylcellulose ether; viscosity of a 2% solution in 
15 water at 20®C = 250—400 cps. Manufacturer : Mo och Domsjo, Sweden. 

EHEC extra W= water-insoluble ethylhydroxyethylceUulose ether; viscosity of 
a 5% solution in an 8 : 2 mixture of toluene and ethanol at 25°C= 10—19 cps. Manu- 
facturer: HERCULES 

EHEC /w= water-insoluble ethylhydroxyethylceUulose ether; viscosity of a 5-% 
20 solution in an 8:2 mixture of toluene and ethanol at 25°C= 20-35 cps. Manufac- 
turer: HERCULES 

EHEC A/fA= water-insoluble ethylhydroxyediylcelulosc ether; viscosity of a 5% 
solution in an 8:2 mixture of toluene and edianol at 25°C= 125-250 cps. Manufac- 
turer: HERCULES ' 

25 Klucel £=hydroxypropylccllulose ether; viscosity of a 10% solution in water at 

25*'C= <300 cps. Manufacturer: HERCULES 

;C/k«/ L=hydroxypropylcellulpse eih'er; viscosity of a 5% solution in vrater at 
25<'C= 75—150 cps. Manufacturer: HERCULES 

Klucel y-hydroxypropylcellulose edier; viscosity of a 5% solution in water at 
30 25°C=150 — 400 cps. Manufacturer: HERCULES 
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4) Tensides 

T/js anionic tenside: condensation produce of tjS-naphthalene sulphonic add and 
f onnaldehyde^ sodium salt 

rB= non-ionic tenside; condensaticHi product of 1 mol of octylphcnol and 8 to 
5 10 mols of ethylene oxide. 5 

5) Table of preparations 



Prep. 
No. 


Made by 
process 


Colourant 


xiyaroxyaiKyi- 
cellulose 
ether 


Tenside 


Colourant 
content in 
per cent 


A 1 


6 


A 


Natrosol 

■ OCA T 


TA 


50 


A 0 




A 
A 


Klucd L 




50 




oa 


xi 
a 


natrosol 
250 L 




50 


B 2 


4 


B 


» 


— 


50 


B 3 


6 


B 




TA 


50 


1% A 

Jj TC 


0 




Matrosol 
180 L 


TA 


50 


B 5 


9a 


B 


Klucd £ 


— 


50 


J5 0 


3a 


B 


Klucd L 




50 


X> / 


oa 


B 


99 




50 


15 o 


7 


B 




TB 


S) 


n 0 




r% 
D 


Klucd J 




50 






B 


EHEC extra 
low 




50 


B 11 . 


8 b 


B 


EHEC high 


— 


50 


1 


ic 


c 


Natrosol 
250 L 




60 


C 2 


2 


c 


99 


— 


50 


C 3 


3a 


c 


99 


— 


50 


C 4 


5 


c 


99 




50 


C 5 


3d 


c 


99 




80 


C 6 


6 


c 


99 


TA 


50 


C 7 


3b 


c 


Natrosol 
180 L 




60 


C 8 


3d 


c 


99 




80 


C 9 


la 


c 


Klucd L 




40 


C 10 


lb 


c 


53 




50 



f t t 
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Prep. 
No. 


Made by 
process 


Colourant 


Hydrosyalkyl- 
cellulose 
ether 


Tenside 


Colourant 
content in 
per cent 


C 11 


3a 


C 


Klucel L 


— 


50 


C 12 


3c 


C 






70 


C 13 


5 


c 


yy 




50 


C 14 


3a 


C 


Modocoll 
E20 




50 


D 1 






Natrosol 
250 L 




50 


D 2 


3a 


D 






50 


U 3 




D 


Natrosol 
250 L 




50 


D 4 


6 


D 




TA 


50 


D 5 


3a 


D 


Natrosol 
180 L 


— 


50 


Li 0 




D 


Kluoel E 




50 


n 7 


3a 


D 


Klucel L 




50 


L/ 0 


11 


D 


99 





50 


D 9 


6 


D 


9> 


TA 


50 


D 10 


7 


D 


M 


TB 


50 


nil 




D 


Klucel J 




50 


D 12 


9b 


D 


EHEC extra 
low 


— 


50 


D 13 


12 


D 


EHEC low 




50 . 


E 1 


6 


£ 


Natrosol 
250 L 


TA 


50 




3a 


E 


Modocoll 
E 100 





50 


F 1 


4 


F 


Natrosol 


— 


50 


F 2 


3a 


F 


Klucel L 




50 


G 1 


4 


is 


Natrosol 
250 L 




50 
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No. 


Made by 
process 


Cobutant 


7 

Hydnnyalkyl- 1 
cellulose 
ether 


— 1 

1 

Tenside 


Colourant 
content in 
percent 


G2 


6 


G 


Natrosol 
250 L 


TA 


50 


G 3 


3a 


G 


Khicd L 


— 


50 


H I 


4 


H 


Natrosol 
250 L 




50 


H2 


6 


H 




TA 


50 


H 3 


3a 


H 


Klucd L 


— 


50 


I 1 


3d 


I 


Natrosol 
250 L 


— 


80 


I 2 


4 


I 




— 


50 


I 3 


6 


I 


n 


TA 


50 


I 4 


3a 


I 


Klucel L 


— 


50 


K 1 


4 


K 


Natrosol 
250 L 


— 


50 


R 2 


3a 


K 


Klucel L 




50 


L 1 


13 


L 


Klucel E 




50 


L 2 


14 


L 


Klucel L 




50 


M 1 


4 


M 


Natrosol 
250 L 




50 


M 2 


6 


M 


Natrosol 
250 L 


TA 


50 


M 3 


3a 


M 


Klucel L 


— 


50 


N 1 


4 


N 


Natrosol 
250 L 




50 


N 2 


6 


N 




TA 


50 


N 3 


3a 


N 


Klucel L 




50 


0 1 


3a 


0 


Natrosol 
250 L 




50 


0 2 


3a 


0 


Klucel L 




50 



Note: 

— Preparation I 1 is in paste form. 

— The percentage of colourant is based on the total solids content. 
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n. Application of the preparations 

The examples of application given in the following provide a survey of die 
possible uses of the colourant preparations described under I, without, howevo^ 
imposing any limitations. Unless otherwise stated, the preparations are used in the 
5 form of a dry powder. However, they may aJso be used in the form of pastes, depending 5 
on the nature of the application. 

1. Pigmenting thermoplastic synthetic materials 
1.1. Plasticized PVC 

A mixture is prepared from jq 
10 0.08 part of Prq)aration B5 

1.0 pan of titanium dioxide Rutile Kronos RN 56 
13.3 pans of polyvinyl chloride Type G (Lonza) and 

7.3 parts of D0P = di-(2-ethyIhexyl)-phthalate , , ^ 

and worked to and fro on a two-roller miU for 5 minutes at ISO^C An evenly coloured 
15 fihn is obtained. There is no indication that the hydroxyalkylcellulose has an influence 15 
on the fasmess to migration. Equally good results may be by replacmg 

Preparation B5 with any one of the following preparations: B6, B7, B8, B9, BIO, Ull, 
C9, Cll, C12, C13, D6, D7, D8, DIO, Dll, D12, D13, F2, G3, H3, 14, LI, L2 and 

20 1-2 Polyethylene ^ 20 

99.9 parts of Hostalen OF 5250 (Hoechst) and 
0.1 part of Preparation B9 _ , 

are injection moulded twice at 220°C in a screw-type mjeaion mouJdmg machine. 
The moulded pieces are very evenly coloured and display good distribution of pigment. 
2c Equally good results may be achieved by replacing Preparation B9 with Preparauon 25 
D7orD8. 

1.3 Polypropylene 

a) Injection moulding 

99.9 parts of Moplen AS 50 (Montecatini) and 
^ 0.1 part of Preparation D7 _ ^ 

are injection moulded twice at 230^C in a screw-type injecuon mouldmg machme. 
The moulded pieces are very evenly coloured and display good distribution of pigment. 
Equally good results may be achieved by replacing Preparation D7 with Preparation 
D8. 

-e b'^ Blown film , , 35 

A blown film having a thickness of about 60;* is made by die customary process 

from 

99.2 parts of Propadiene GPE 33 (ICI) and 
0.8 part of Preparation D6. 
The fihn is very evenly coloured and displays good pigment dispersion. Equally good 40 
results may be achieved by replacing Preparation D6 with Preparation D7, 

1.4 Polystyrene 

99.9 parts of Polystyrol III C (BASF) and 

0.1 part of Preparation B9 ' -- ' 

are injection moulded twice at 220°C b a screw-type injection moulding machine. 
The moulded pieces are very evenly coloured, display very good pigment o^spersion 
and good transparency. A single injection moulding operation using Preparations CIO, 
C12, D7 or D8 instead of Preparation B9 produces coloured moulded pieces displaying 
excellent transparency. 

en 1.5 ABS 50 
99.9 parts of Cyclolac T (Marb(m Chemical) and 
0.1 part of Preparation B9 
are injeaion moulded once at 220°C in a screw-type injection mouldmg machine. 
The moulded pieces are very evenly coloured and display good pigment dispersion. 
Equally good results may be achieved by replacing Preparation B9 with Preparation 
55 C10,C12,D7orD8. 

1,6 Pdymethacrylate 

99.9 pans of Plexigum N6 (Roehm & Haas, Germany) and 
0.1 part of Preparation B9 



40 



55 
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are injection moulded twice at 220^C in a screw-type injection moulding machine. 
The moulded pieces are very evenly coloured, display good pigment dispersion and 
very good transparency. Good results may also be achieved by replacing Preparation 
B9 with Preparation BIO, D7, D8, D12 or D13. A single injection moulding opera- 
5 ti<m is suflfcient when using Preparations CIO and C12. Moulded pieces coloured 5 
with Pxeparadons CIO, C12, D7 and D8 display excellent transparency. 

1.7 Polyamides 
a) PA 6 

99 S parts of Ultramid BMK (BASF) and 
10 0.1 part of Preparation B9 10 

are mjection moulded twice at 260®C in a screw-type injection moulding machine. 
The moulded pieces are evenly coloured and display very good pigment dispersion. 
Very good results may also be achieved by replacing Preparation B9 with Preparations 
BIO, CIO, C12, D7, D8, D12 and D13. 

15 b) PA 12 15 
99.9 pans of Vestamid X (Chemische-Werke Hucls) and 
0.1 part of Preparation B9 
are injection moulded twice at 220°C in a screw-type injection moulding machine It 
IS possible to replace Preparation B9 with ftqparation BIO, CIO, C12, D7 or D8. All 
20 moulded pieces are very evenly coloured and diq)lay very good pigment dispersion. 20 

lA Cellulose derivatives (Cellulose acetate) 
99.93 parts of Cellidor AM (Bayer) and 
0.07 part of Preparation B9 
are injection moulded twice at 200^C in a screw-type injection moulding machine. 
25 The moulded pieces are evenly coloured and display very good pigment dispersion. 25 
A smgle moulding cycle is sufficient to produce moulded pieces having very good 
transparency when Preparation B9 is replaced by Preparation CIO, C12, D7 or D8. 

2. Foam plastics 

2.1. Polywrethane foam 

30 0.14 part of Preparation B9 is stirred into 30 

20 parts of Desmophen 1800 (Bayer) and finely dispersed tiierein 
7.5 parts of Desmodur T 56 (Bayer) are added and the whole is well mixed. 

2 parts of a catalyst consisting of 
6 parts of Desmorabit (Bayer) 

35 3 parts of Disperser OH 35 

3 parts of Additive SM and 
2 parts, of water 

are added and the batch is homogenized by a short stirring by means of a high-speed 
^mg device. The reaction mixture is allowed to stand for 1 hour to foam and cure. 
40 The foam obtained is very evenly coloured and pigment dispersion is satisfaaory. 40 
Equally good results are obtained by replacing Preparation B9 with Preparation 
CIO, C12, D7 or D8. ^ 

3 . Paints and lacquers 

3 . 1 Water-soluble atkyd-melanme sieving lacquer 

45 Brown Preparation C12 (70% pigment) is stirred into a water-soluble alkyd- 45 

melamme stoving lacquer (CIBAMIN WM 31, CEBA) with TiO. pigment in a ratio 
of 10:90. The lacquer is applied by means of a fihn drawing device and also witii 
a spray gun, and subsequentiy stoved for 30 minutes at 150°C. In botii cases very 
even coatings are obtained which display good pigment dispersion. 

The preparation may also be used in the form of an aqueous paste in tiie above 50 
apphcanwi mstead of in a dry form. 

3.2 Aqueous emulsion paint 

2 parts of Preparation C12 are stirred into 

98 parts of Eclasit A (PVA emulsion paint TiO. white paste, Messrs. Eklatin 
55 Solothurn). ' „ 

Very even colouration is achieved witii good dispersion of tiie preparation The paint 
may be applied widi a fihn drawing device or by means of a sheepskin roUer. 



50 
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The preparation may also b; used in the form of an aqueous paste in the above 
application instead of in a dry form. . . :„ 

The following preparations are also suitable for Vm^^J^^^^ 
the same manner: Al, A2, Bl, B2, B3, B4 B5 B6, B8, CI Q,^^^ 
5 CIO, Cll, C13, Dl, D3, D4, D5, D6, B8, D9, El, E2, Fl, F2, Gl, 02, G3, HI, 
H2, H3, II, K, 13, M2, M3, N2 and N3. 

men, for example, Preparation Cll is frozen at a temperature of -14^C and 
then thawed prior to spray-drying, the paste shows the same dispersion stabibty and 
fine division of pigment as a paste which has not been frozen and thawed and gives 
10 the same quality of coating when applied in an aqeous PVA emulsion pamt 



25 



30 



10 



Preparations Dl and D6 in the form of aqueous pastes are used for pigmenting 
an aqueius alkyd-melamine lacquer (CIBAMIN WM 31) which appUed elecm- 
phorctically to a) tin plate and b) phosphated iron. Application: 60 v; 2.5 a^^^ 
13 30 seconds and 80 v; 4 amp; 30 seconds. The coatmgs are cured for 30 mmutes at 15 
150°C. The electrophoretically applied coatings display a much better gloss than 
coatings applied by means of a spray gun or a film drawing device^ It has been found 
that the hydroxyalkylcellulose has an advantageous effect on the stebility of the 
dispersicm. 

20 3.4 Nitroluvquers, 20 

3.4.1. Alcohol-soluble mtrolacquer , . ■ u • 
2.8 Parts of Preparation B9 are stirred into 500 parts of a mtrolacquer having 

the following composition 

520 parts of nitrocellulose NP 15 
• 280 parts of n-butanol 25 
104 parts of dibutylphthalate 
660 parts of ethanol 
332 parts of glycolmonoethylether and 

332 parts of methylethylketone • j • u- u 

for about 1 hour by means of a two-bladed stirrer. The lacquer so obtained, in which 30 
the colourant is extremely finely dispersed, produces coalings of great brilliance, tmc- 
torial strength and outstanding transparency. Equally good results may be achieved by 
replacing Preparation B9 with Preparation B5, B6, B7, B8, BIO, D6, D7, D8, Dll, 
D12, F2,G3,H3,LlorL2. ^ ^ ^ .ut # 

35 Preparations made by processes 9a or 9b may also be used in the form of the 35 

solvent paste. 

3.4.2. Ester-soluble mtrolacquer . , 1. - 
2.8 Parts of Preparation D12 arc stirred into 500 parts of a mtrolacquer having 

the following composition 

85 parts of nitrocellulose E 220 containing 18% of DOP 40 
* 75 parts of ethylacetate 

75 parts of buiylacetate and 

65 parts of methylethylketone . 
for about 1 hour by means of a two-bladed stirrer. The lacquer so obtained, in which 
the colourant is very finely dispersed, produces coatings of great brilliance, tinctorial 45 
strength and outstanding transparency. Equally good results may be obtained by 
replacing Preparation D12 with Preparation D 13. 

3.5. Composite nitrocellulose lacquer 

2.5 Parts of Preparation BIO arc stirred into 500 parts of a composite nitro- 
cellulose lacquer having the following composition : 5q 
5^ 1464 parts of m'troceUulose E 220 containing 18% DOP 

600 parts of ethylacetate 
3000 parts of butylacetate 
948 parts of w-butanol 
300 parts of diacetone-alcohol 
55 540 pans of glycolmonoethylether " 

612 parts of Cibamine M 96 (75% strength in «-butanol) [CIBAJ 
1250 parts of Duraplex ND— 78 f60% strength in Xylene) (Rochm & Hass) 
336 parts of dioctyl phthalate (DOP) 
1740 parts of toluene and 

60 1224 parts of xylene 60 
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for about 1 hour by means of a two-bladed stirrer. The lacquer so obtained in which 
the colourant is very well dispersed, produces coatings of great brilliance, tinctorial 
strength and outstanding transparency. Equally good results may be obtained by using 
Preparation D12 instead of Preparation BIO. 
5 Preparations made by processes 9a or 9b may also be used in the form of the 5 

solvent paste. 

4. Printing inks 

4.1. Organic printing inks 

5 parts of Preparation D7 

10 8 pans of nitrocellulose A 250 (18%dibutylphthalate) 10 

10 parts of glycohnonoethylether 
20 parts of methylethylketone and 
57 parts of ethanol 

are homogenized for 15 minutes by means of a toothed disc stirrer. The printing ink 
15 obtained (viscosity: 20 Ford sec.) is used to produce prints on opal glass and aluminium 15 
foil. The prints obtained are of good quality. Equally good results may be obtained 
by using Preparation B6 instead of Preparation D7. 

4.2 Aqueous organic printing ink 
8.5 parts of Preparation B6 
20 22.5 parts of ethanol and 20 

69 pans of water 

are homogenized for 15 minutes by means of a toothed disc stirrer without the addition 
of any other binder. The printing ink so obtained is used to produce prints on paper 
for laminated sheet materials, and the paper is then laminated and compressed. A two- 
25 hour boiling test produces satisfactory results. 25 

5. Spin-coloration of manrmade fibres spun from a solution 
5.1. Viscose 

1 part of Preparation D2 is dissolved in 

50 parts of water while stirring, and the solution so obtained is stirred into 
30 987 parts of ripened viscose ready for spinning 30 

having a cellulose content corresponding to 75 parts. The viscose is then spun into 
filaments in the usual manner with the aid of a spinning bath containing sulphuric acid. 
The filaments are subsequently washed in aftertreatment batiis (for example, water), 
desulphurized (for example, with dilute aqueous solutions of Na .S and NaOH), washed 
35 and finished. The filaments obtained display great tinaorial strength, a pure tint, 35 
excellent lustre, and a fine and uniform dispersion of the pigment. 

The preparation may be used in the above process in the form of an aqueous 
paste as well as in dry form. 

Equally good results may be obtained by using Preparation Al, C6 or D4, as 
40 well as Preparation II paste) instead of Preparation D2. 40 

5.2 Polynasic Viscose 

Preparation II in the form of an aqueous paste based on carbon black (Philblack 
O) and hydroxyethylcellulose made by method 3d may be successfully employed in a 
manner analogous to that described under 5.1. for pigmenting high-wet-strength viscose 
45 manufactured with the addition of modifiers, which material can be only inadequately 45 
coloured by the pigment preparations based on surface-active substances used hitherto. 

5.3. Cellophane 

The pigmented viscose solutions described under 5.1. used in the manufacture 
of filaments may also be successfully processed into homogeneously coloured films. 
50 Instead of using die preparation in a dry form, it may also be employed in the 50 

form of a paste. 

5.4. Cellulose triacetate 

a) 0.18 part of Preparation B6 is stirred into a spinning solution consisting of 
9 parts of cellulose triacetate (Amel flakes) and 
55 91 parts of a mixture comprising 91 parts of methylene chloride and 55 

9 parts of methanol. 

A homogeneously pigmented spinning solution in which the pigment is finely and well 
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dispersed is obtained. Equally good results may be obtained by using Preparation D7 

instead of Preparation B6. .... w ^ • ^ „vk T>,.*.«arfl 

b) Homogeneously pigmented spinnmg solutions may be obtained with Prepara- 
tions B6 and D7 in the same manner by using, in Example 5.4.a, dunethylsulphoxide 
instead of the solvent mixture methylene chlonde/methanol. 

5.5. PVC fibres 

6 parts of Preparation B6 are stirred mto a spmmng solution compnsmg 

300 pans of PVC (type TG, Lonza) 

700 pans of tenahydrofuran and 
3 parts of Stabilizer Estabex E 
and the spinning solution is dry-spun (spinneret temperature: -57^0; shaft tempera- 
ture- -^75^C; air-stream temperature: 134°C). The spinmng process is not impaired 
in any way. The pigment is finely and well dispersed in the fibres obumed and the 
fibres display high lustre. EquaUy good results may be obtamed by using Preparation 
Cll, D7 or D13 instead of B6. 

5.6. Polyurethane 

0.2 Pans of preparation B6 is stirred into a spinnmg solution comprising 
10 parts of linear polyurethane (Lycra type) and 

90 parts of dimethylformamide. . • c i j 

A homogeneously pigmented spinning solution in which the pigment is finely and very 
well dispersed is obtained after a short period of time. Equally good results may also 
be obtained by using Preparation Cll or D7 instead of Preparation B6. 

6. Fibres spin from a melt 

6.1. Polyamide'6 . ^ , ^ j u ^ 
98 parts of PA— 6 granules (bright Gnlon, Emser-Werke) arc coated by dry 

tumbling with 

2 pans of Preparation D7 powder> 
extruded from the meli at a spinneret temperature of 285^0, and the fibres arc 
stretched at a ratio of 1 : 3.6. The pigment is finely and very well dispersed in the fibres 

so obtained. t>i ■> • a 

Equally good results may be obtained by using Preparation D12 or D13 msteaa 

of D7. 

6.2. Polyamide—6.6 

98 pans of PA— 6.6 granules (Uliramid A3, BASF) are coated with 
2 pans of Preparation D12 powder, 
extruded from the me!t at a spinneret temperature of 300°C, and the fibres arc 
stretched at a ratio of 1 : 3.6. The pigment is finely and very well dispersed in the 
fibres so obtained. . 

Preparations made by the methods described above and which contain the 
colourants H, P, Q or R are also suitable for melt-coloration of polyamidc— 6 or 
polyamide — 6.6 in accordance with processes 6,1 or 6.2. 

6.3. Polypropylene 

98 parts of polypropylene granules (Moplen; Montecarini) arc coated by dry 

tumbling wlrfi 
2 pans of Preparation D7, 
extruded from the melt at a spinneret temperature of 288°C, and the fibres arc 
stretched at a ratio of 1:4. The pigment is also finely and very well dispersed in 
these fibres. . 

Equally good results may be obtained with Preparation BIO or D13 instead of 
Preparation D7. 

7. Colouring paper pulp 

7,1 Paper of the following quality is manufacnired : 

100 pans of bleached sulphite cellulose (40^ Schoppcr-Rieglcr frccncss) 

10 pans of kaolin 

0.5 part of Preparation D4 

2.0 parts of rosin size and 

4.0 parts of aluminium sulphate. 
The paper is homogeneously coloured and the pigment is finely and well dispersed, 
even when 1.0 part or 5.0 parts of Preparation D4 arc used. 



1,176^17 



17 



Equally good results may be obtained with Preparations Dl and D7 in the form 
of aqueous pastes. 

T2. Decorative paper of tie following quality is manufactured : 

100 parts of bleached sulphite cellulose (20^ Schopper*RiegIer freeness) 
5 0.5 part of Preparation C6 5 

20 parts of Ti02 

2.0 parts of melamine resin 286 (CIBA) 
4.0 parts of aluminium sulphate 
. 2.0 parts of sodium aluminate and 
10 0.1 part of Separan NP 10 (Dow (3iemicals). 10 

The decorative paper so obtained is compressed in the usual manner to produce good 
laminate^ even ^en 1.0, 3.0 or 5.0 parts of Preparation C6 arc used. 

Equally good results may be obtained by using Preparation D9 instead of C6. 

8. Leather finishes 

23 A pigment solution consisting of 25 

50 parts of Preparation C7 \ 
10 parts of commercial sulphonated castor oil 50% / P*^^ 
10 parts of Neocapaderm Finish Q powder (CIBA), 
250 parts of Capaderm Ground L 9703 (CIBA) and 
2Q 880 parts of water 20 

is applied to buffed chrome side leather in the following manner: — 

1 coating applied wih plush pad, dried, pressed (50°C/15O atm,, gauge) 
4 coatings applied by spraying crosswise, dried, 

2 coatings of gloss solution 30 g/1 of Neocapaderm Finish C Powder applied by 

25 ^.spraying; 25 

Fucauon with formaldehyde (1 : 3) 
Drying and pressing at 80°C/150 atmospheres (gauge). 

Equally good results may be obtained by using Preparation C3, Cll, Kl or K2 
instead of Preparation C7. Veiy evenly pigmented leather is obtained in all cases. 

3Q 9. Pigment printing 

a) A printing paste of the following composition is prepared : — 

20 parts of Preparation Dl 

960 parts of Oremasine-Binder-Thickening PLT 15%, consisting of 
150 parts of Oremasine Binder PLT (CIBA) 
320 parts of water 

530 parts of white spirit 35 

. 20 parts of ammonium nitrate/water 1 : 1. 
The paste is applied to mercerized cotton by the screen-printing technique and fixed 
for 4 minutes at 150°C 

b) 1 Part of the printing paste described in Example 9a is extended with ^ 

9 pans of a paste consisting of 
. 50 parts of Oremasme Binder PLT (CIBA) 
10 parts of Oremasine Emulsifier P (CIBA) 
240 parts of water 
680 parts of white spirit and 

20 parts of ainmonium nitrate/water 1:1. 45 
The paste is applied to mercerized cotton by the screen-printine technique and fixed 
for 4 minutes at 150«C 



45 
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Equally good results may be obtained by using Preparation C2 instead of Prepara- 
tion Dl. . 



50 

10. Pigment dyeing 

Cotton 39 is dyed on a padding mangle with the following liquor: — 
50 pans of Oremasine Binder PLT (CIBA) 
2 parts of Preparation Dl 
20 parts of diammohium phosphate/water 1 : 2 and 
55 930 parts of water. 55 

Fixation : 4 minutes at 150^C A very homogeneous dyeiQg is obtained. 
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11. Dyeings f^oduced with vat dyestujfs . u u ^ 
Klti^ M2, M3, Nl, N2 and N3 are applied ,to cotton by the cxhamt 

process, the pad-steam process (plate steamer) and die pad-jig process, Callebaut - de 
BHcquy) and Preparation Ml is appUed by the exhaust and pad-pg process; very gooa ^ 
5 dyeings are obtamed in all cases. 

12. Printing with vat dyestuffs 
12.1 Normd process 

Printing paste: . . . v 

700 parts of potash thickening (alkaline Uiickcnmg) 
10 200 parts of water 

80 parts of Hydrosulphite R cone. (CIBA) and 

20 parts of Preparation M2. . * « • . * maor 

This pasteis screen-printed on cotton 39. Fixation: stcammg for 8 inmutes at 103 U 

Washing is carried out as follows: — j5 
15 1st bath: cold rinse 

2nd bath: oxidation 
3rd bath; rinse 
4th ba±: soaping at boil 

5th bath: cold rinse. . ^.^ vt* • • ^ on 

20 Equally good results may be obtained by using Preparation M3, NZ or N3 instead 

of Preparation M2. 

12.2. Two-phase process 
Ptmting paste: 

650 parts of thickening (Solvitose C5/Polyprint MuUus) ^5 
25 330 parts of water and 

20 parts of Preparatiwi M2. . , • u 

This paste is screen-printed on cotton 39. The paste is dridc and the material is then 
padded with 

120partsofNaOH36<>Bc 
30 . 65 parts of Rongal A (BASF) 

15 parts of borax and 
800 parts of water. ^ ... . . 

Fixation is eflFected by steaming for 35 seconds at 120oC; washing is earned out m 
the manner described under 12.1. . ^ - wti xn vi-) ^ mi 55 

35 Equally good results may be obtained by using Preparation M3, Nl, NZ or N3 

instead of Preparation M2. 

13. Dyeing with disperse dyestuffs 

13.1. High-temperature exhaust process 

Polyester fibres can be dyed satisfactorily by the high-temperature exhaustion 
40 process with Preparations 01 and 02. 

13.2. Thermosol process l 
Polyester/mercerized cotton fabrics (67:33) can be dyed satisfactonly with 

Preparation 02, both with and without a thickening agent; it has been observed that 
the presence of hydroxypropylcelhilose brings about an imj^ovcment in migration- 
45 behavior. 

14. Printing with disperse dyestuffs 
The f ollowmg printmg paste : 

20 parts of Preparation 01 

5 parts of Albatex BD (CIBA) 
20 parts of Silvatol I (QBA) 50 
555 parts of water and 
400 partsofThickening301,12%(CIBA) 
is screen-prmted on polyester twill. Fixation is effected m the f ollowmg manner: 

either by • ' 

a) steaming for 20 minutes at 1.5 atmosphere (gauge), or by. 

b) thcrmofixation for 1 minute at 200°C 55 



50 
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40 



45 



15 



20 
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Washing is carried out as follows: 

1st bath: 2 g/l Hydrosu^phite cone Powder 
3g/lNaOH36o Be and 
1 g/lUltcavon AN (CIBA) 
5 40— SO^Q 5—10 minutes, 5 
2nd bath: water onty 

60OQ 5—10 minutes 
3rd bath: cold rinse, water only. 
Very good prints are obtained hf both methods of fixation. 

10 15. Colouring various lands of niatendl in 

15.1. Washing powder 

5 parts of a suspoision containing 0.25 part of pre-dispersed Preparation B5 
are di^ersed during a period of five minutes in a suspension consisting of 
50 parts of Washing Agent ARSS (mixture of soap and synthetic detergent) and 
15 50 parts of water. ^ ' 

'Die imif ormly coloured suspension is dried for 24 hours at 90^C under a pressure 
of 400 mm Hg and the dried material is granulated. The product is uniformly 
coloured. BquaUy good results may be obtained by using Preparation B8 or B7 or 
Freparadon D6 m the form of the aqueous grindmg batch prior to working up, as 
20 obtained m Process 3a. ^ ^ 

15.2. Soap 

100 parts of soap base (mixture consisting mainly of Na-palmitate and Na- 
stearate) 

0.05 parts of ethylenediaminetetracetic acid 
0.1 partof TiOoand 

5.0 pms of a suspension containing 0.1 part of pre-dispersed Preparation Bl 
are Kneaded m a kneading apparatus and processed into bars of soap in the usual 
manner. Tte soap^ is satisfactorily coloured. EquaUy good results may be obtained 
by usmg Reparation B5, Dl or D7 or Preparation D6 in the form of the aqueous 
gnndttg batch prior to workmg up, as obtained in Process 3a. 

The following words used in the above examples are registered Trade Marks: 

SOLVITOSE, HOSTALEN, ULTRAVON, CELLIDOR, (3BAiVIIN CELLO- 
PHANE, KRONOS, MOPLEN, RONGAL, DESMOPOTN I^^^ 
?vrk^^\^2^^^^^^ PLEXIGUM, D^SMODm^^; 

WHAT WE CLAIM IS : — 

Vi^"'*? ^ dyistuff preparations which contain at least one finely divided water- 
"'^•"1''°*^ .^^ i'"'? ^""^ hydroxyalkylceUuIose ether (as herein defined) and 
m wluch the weight ratio of colorant to cellulose ether is at most 9-1 

2. Preparauons as claimed in claim 1, wherein the hydr^x^yfcenulose ether ^0 

.-II. 1^' as claimed in claim 1 or claim 2, wherein the hydroxvalkvl- 

celhilose edier is a hydroxyethylcelluldse eAer. "yoroxyaiKyi 

4. Piraarations as claimed in daim 1 or claim 2, wherein the hvdnKvalkvI- 45 
celhilose ether is a hydroxypropylceUulose ether. ayanoyaiKyi 

II i' P'"tP=""?^°ns as claimed in claim 1 or claim 2, wherein the hydroxvalkvl- 
cellulose ether is a hydroxyethylhydroxypiopylcellulose ether "yarexyaiKyi 

50 11^1 11 1^^'*?'*"? "^l?"?^ ''f <^aims 1 to 5, wherein the hvdroxv- 

w alkylcellulose ether is an alkylhydroxyalkylcellulose ether "^m rae nyaroxy- 

7. Preparations as claimed in any one of claims' 1 to 6, which also contain a 
smfecfr-active compound and/or a plastidzcr. 

8. Pteparations as daimed in any one of claims 1 to 7, in which the wdeht ratio 
of<»l«»tttocdIuk)seetherisfrom9:ltol:4orfrom4-ltolT^^ 
insolL'^^^STa pi^S*^' ™ ^ ^^'""^ ' ^ -^-J* the wter- 55 

by wMrpiSrSASoTifs^k^ « 

60 insohWcSfS'm^ " """^^ ^' «^ ^ the water- 



25 



30 



10 



15 



12 Preparations as claimed in any one of claims 1 to 8. in which the watcf 
insoluble^or^^is^a dj J^^njff- i„ ,uim 1 and which is described 

5 * MTprtSrfor the manufacture of solid, dry. dyestuff Feparadons^^^ 
^ in data 1, wherein a water-insoluble colorant is m«ed w.th » ^yJ^^LfSSS 
«her in the absence or presence or liquids and, if necessary, the mixture is grouno 

"^^A Pi^s"is claimed in ctaim 14. wherein the hydrozyalkylceUulose ether 
10 is frif'^'Tnfc %Sps and is soluble in water and/or liqud alcohols, ketones 

A pro«ss as claimed in claim 14, wherein the colorant and hydroxyalkyl- 
ceUulo.e^d:e™^^ 

hydroxyalfcS^lose etlier are kneaded in a kneading apparatus «. the P«^rf 
SqS wSdissolve the hydroxyalkylcelhilosc ether and, if necessary, m the presence 

^ groJd in a liquid medium and subsequently a hydioxyalkylccllulose which is soluble 

''''^\o\""^s'f^^c6 in any one of claims 14 to 19, wherein at le«t one 
surfaS-actiw compound and/or plasticizer is added prior to, smiultaneously with or 

25 ^^rrprt^'tSidiS'^^y one of claims 14 to 20, wherein a mixture 
obtained in ?S form is dried by evaporation, spray-drymg or freeze^y^f;. . 

22 \ orocess as claimed in claim 14, wherein the preparation is prepared by 
oreciSatto/ rtie ceLo^^^^^^^^ out of a solution on to the colorant or colorants 

the said solution in a state of fine division and the precipitated prepara- 30 
30 tionis«^^^^^^^^ , 

^rr^Srj'S^^^^^ Se Lmoplastic synthetic inaterjl 

is made of ToJ^invl chloride, polyethylene, polypropylene, polystyrene, a polymeth- 35 

' ^^'^^I'SttTA^Sl^^^^^^^ r with water, 

-^T.rSS' T^^X^'S U solvents, 
wherein there is used a preparation as claimed m any one of claims 1 to lU 

40 ^^'^IV A meihod of pigmenting printing inks that may be diluted with water, wherem 40 
there is used a preparation as claimed in any one of claims 1 to 10 and l/. 

28 A iSediod of pigmenting printing inks based on organic »Ivents, wherem 
there is used a oreparation as claimed in any one of claims 1 to 10 ana 1/. 

29 A ieffi of pigmenting man-made fibres by spin-pigmentation, wherem 
^ there is used a preparation as claimed in any one of claims 1 to 10. 

3? A mefhod for the melt-coloration of polyamide or polyo ehnc fibres, wherein 
there is'used a preparation as claimed in any one of claims 1, 2 and 4 to 10. 
" A inethod of colouring by spin-coloration regenerated cellulose fibres spun 
from In tquToSloK whe^in 'there is used a preparation as claimed m any one 

50 of claims Uoia spin-coloration polyvinyl chloride polyurethane 

or cellul«e triacetate fibres spun from a suitable solvem, wherem there is used a 
nrenaration as claimed in any one of claims 1, 2 and 4 to 10 

preparatiOTi as cia^ ea^ the mass-coloration of fihns produced from mehs or aqueous 
55 or organic solutions, wherein there is used a preparation as claimed m any one of 55 
'^U. A method of colouring paper, wherein there is used a preparation as claimed 

" %° YmidSd rf pSnenting leather finishes, wherein there is used a preparation 

f^n a« rlaimed in anv one of claims 1 to 10. , • u 

60 of pigmeming priming pastes or dye-hquors to be tised m the 

pigmem printing or pigraem dyeing of woven, knitted or non-woven textiles, wherem 

thwc is used a preparation as claimed m any one of claims 1 to 10. 



45 
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L '°!^^°^ pigmemmg cement, wall and ceiling plaster, soaps, waxes, 
coloured pencils, inks and water-colour paints, or cosmetic piepibationL xAi S 
IS used a pxqraratKm as claimed maiqr one of claims 1 to 10. 

38. A mediod of dyeing or printmg woven, knitted or non-woven textile fabrics 
^d^ing or pnntmg proces suitable for die application of vat dyestuffs or disperse 
ft£ TtotSSz"''"" there is used a preparation as claimed in anyone 

in any onJ^Ststto sT' ^^J^^ Pri>««d » process as daimed 

ABEL & IMRAY, 
C!hartered Patent Agents, 
Quality House, Quality Cour^ 
Quuuwy Lane, London, W.C2. 
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